Freshly prepared (NH 4)2(WO2S2)( 0.176 g, 0.5 mmol) from Na 2WO4,1 ,10-phenanthroline (phen ·H 2 O; 0.052 g, 0.263 mmol), 4-chlorobenzoic acid (0.0392 g, 0.250 mmol), 15 ml CH 3 OH/H 2 O(1:2,v/v)were mixed and stirred for ca. one hour. Subsequently, the resulting suspension was heated in a23mlTef-lon-lined stainless steel autoclave at 423 Kfor 6days. After the autoclave was cooled to room temperature, the solid was filtered off. The resulting yellowish filtrate was allowed to stand at room temperature and slow evaporation for 3months afforded colorless flake crystals.
Discussion
The crystal structure of the title compound is similar to the structures of dodecatungsten clusters without afilling of copper as in the compounds: hexakis(m 3 -oxo)-bis(m 3 -hydroxo)-tetracosakis(m 2-oxo)-octaoxooctakis(1,10-phenanthroline)-tetracopper(II) dodecatungsten tris(m 3-oxo)-bis(m3-hydroxo)-pentacosakis(m 2 -oxo)-decaoxo-bis(1,10-pphenanthroline)-dicopper(II) dodecatungsten trihydrate [1] , and consists of [Na(H 2O) 
